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[Wfc^R] TI«T*S*tMPr*TS KM**. *f J: 



N-usy. 




(i) 




1 



X 



(2) 

* [fell 



WWT9-208584 




O 



(CHjJi-aMi- (ay n— k— ^ 



(I) 



(il*>£905EaiCfc. ntt2*W»l 2£0HSirSrf. 



MH&H3J TESCIir^5ili^-«^HJ*. 
Mfc2l 

X'— (ay.-cww- (apn— 



1*31 

H s C=CHCOf«-<CH | >n — N — ^ 



otXL 



(n* ) 



nt±2*»£l 2Vaattni*. 



h,n- (ay n — N— ^ 



o6C 



(m) 



HjN- (CH,)n — N — ^ 



CIV) 




(V) 



ma 



2?<<>'HfJ'«i/\o* r >\ = M3JS > &V*«*.*MK'« 
X. a»*1^8T*»««tWbT*»J:^>oTiW3# 

1*7 1 



R R'N-(ayn 



(VI) 



so 



*VI*. R#**Ofc*. R'li. Ct*ft 1 -8T4H* 

1 2T'^-tf>'8Lb/>oy>'. ihofciufctXh*^ 
K«»l-'8T4MaBx-WUTt,J:kw\oTrt'3* 

R, R'^t-otCitoT^oyv. nhafctVifcLXh 



<3> 



WWT9-2085 4 



*. nt*2*»M 2<ntmtvrt. 
[Iff** 9] TK3WIT*S*l*^l£«HB*. 
[<fc8] 

R R" N-Cayn — NH 

OCX* «• 

*evn*. R#***>fc*. r-i±. #t**i~8-iMH* 
•viy-eyVLk'iar*. - bnhh^itx b^-^mm 

Rl~8T4H*«**LTfcJ:v*T*3*S'j&A'j|^L* 

5. ««ftl-8-WHW»t*LrtJ:kVNOT^3* 

R. R'* t — oC<r->T/Ncryv. — hn#>iv^±> H 

6. ntt2fr>4> 1 20«fci-*-T. 
[fc9] 

R R"N-(og n — NH o 

-1 2 TO-tf >«Lh/\Dy ^. -bnt>Z>\.A±j( hdf 
i'«*»f:*LT<»J:v>7x,'*i'77PJ&vM/l<*. « 
*R1 — 8T4Wt««r*UTtJ:^r^3*^^!t«- 
A*. K*»l-8T««ll«-*LTfcilrVNOT/P3 40 

nJ*2*Wbl 2<0BRtnrr. 
[0001] 

i*m<r>m+itm$m *«w*. ihrihuviim* 



[0002] 

«£- TU/Pyv (r- • **) KjAil. PUVA 
10 &l»OTt±*< . #fc*?o* H*WfflHtt. fittUtilA 



27 [swple 16] 597-602. 1 995. 
Tfe. M&tt. 27 t-upple 16] 6 0 3-6 0 9. 
199 5) . Thlf-HHUKMfZ&tYCtt. Thl 
'MWt-ttfcTh 2's/P/t~«SW<9>'X<0^Wf 
T**>*>T h 2«WHJ<o«»K:* 0 , Th2«Bft»6 
> O-fV*— o-f*>'-4^»'f>'*-cm?>'-5>8r4fO 

4Ht mm ■ wmt:*mL&£tfm&z*.ht^im t 
wittt-ixm. «o-c. Th 2ouHftfrmrr« 

[0003] -it. *fr$*utfc hO^JRCSOCfirlS 
fcS«0*fc 4 ~8IWH*K**fc*') 24-4 

T*>->fi&. 1 8 e -m*MRim±i-&im 

ate phase reaction of the type I a] lerxyT* 0 , T 
h 2^/t-jiB . JHHbWK mb-*T 
*i* J: (MKtc*. MKftfi. 27(5). 

564-574. 1 995) . itf>J:dfc:. 7HHI 

[0004] tit, **mtrHt**bMULttb&m< 



(4) 



<«M l 9-2 08 584 



5i r vt4. 5-c]*yy>'-4-rs>«fctT 
a. a-*jwc*>6 i — f vr+nr- 1 H— f 

V*[4. 5-e] *yy>-4-TS>' <<f S#«F) 

340*. *Sffftff4 68 93 38*. *SB«HB4 
698348#. *B»ttttB4 9 2 96 24#. R*ff* 
11*385630*. *8*mS5 34 69 0 5# 

fct1«l¥3-264 56 2#tcrtiS$*lTV^**«. ff« 
SjMJl0HMltiEtt3*iT 

(0005) * 
X 



10 



fc: J: SBWSBT Wl^-KJEi: IHSSR&tf b x 9 5 >« 

{tot*** v*Mr*in-*Exsm*mi*-riz t tz 

(0006) 

iwmzmikr ***>*>*»] ±£«>»h*jj«*-*-** 

( 1 ) TE«irSS*t*T5 Km**. *j«kV*<0E 
(0007] 




o 



(ca 1 ).-oor«- (ay n— k-^ 



ax 



(I) 



30 



(0 0 081*1*. XttjWRRTJtyttt/NoyvlFf 
***»U mttl*»*,9tf*»fc. nl±2*»fcl 2tf* 

[00091 ( 2 ) ±E { 1 ) t=£««>TS Fit*** 
(00 101 <3)TE*IITSp3#t*rtI<0T5F» 

[001 1] 
Htlll 

X*— (cV"-conh- (ay n — n-^ 



(n) 



[00 121*11*. X'liAoyvRffHijL. m 
ttl*»^90««r. n(t2K 1 2<0SSt*ii*+. 

[00 131 (4)TE*irT*S*l.S*I«0T5Ftt 
»*****ifcibo£**IWtrc**. 40 

[00 14] 

HjC=CHO0NH- (CH,)n— N-^ 



* [0017] 



tftl3] 



H,N- {CH,)n— W— ^ 



o6C 



(m) 




[00 181*111*. nil2*»fcl20HSKfrii%-*-. 
[00 19] < 6 ) T^IVT*S#l**IS>TS F» 

***^****>o*«*iaHrc»*. 

[0020] 

(4fci4i 



(IV) 




(ir ) 



[00 151*11'*. nJi2*»fel 20«ftS-jjrr. 
(00 161 (5)Tie*lllT*«it**I<0TSF» 



[0021 J*IV*. n(12A^l 2<0fi««-5rr. 
[00 22] <7)Tfi*VT*S#l**lS>TSFl»i 

[0023] 
(fcl5] 

K iTN-CaOn- 

li (v) 




[0024 1*V*. R#*»)t>. R'li. ft**l 



(5) 



08584 



-8T4HWit*LT«.J:vv>Dri»'*>'-f Mk. tat 
»1~1 2T^^£>-m±^ay>, zfn|»inU> 
h* isWmt:* LX t J: V » 7 x x/WTA';* / 4 A*. 
at*Rl — 1 2T"«.i'-tf>«±^Nay^. xha**v» 

/I*. *SHftl~8r4H*«**LT*..fc^Trt'3*S' 
#/P#XA>». «JRRl~8T»««« > *LTt,J:vv\ 
DT/W3*^*^=/l«. **V>llliaWl-l 2T 

*HLT t J: v >7 x -iPT/P 3 * io» x/i^lrip 
■f. 4*:. R. R'i'-ottitAnyy. -ho*> 

fcJWW*. nUt2*>4>l 20HHK***-*-. 
[00 25 J (8) Ti2«VlT*S#t**l<orS H» 

[0026] 
[ftl6] 



(CH,)n— N-^ 



(VI) 



20 



[0 0 2 7]s«VI«t» % R*****>fc$. R'ii. 
l~8T*HKft*WLT<>J:l->T/W;»y'4/l*» KXR 
l~8T5HWB6WL'Ct>J:vv\oT/W*y'f/HI. K 
— 1 2T*<*>4£>m±'\oy>. —hxit>2>^Ai 

s<(*m. K*mi^eximmmLxi>x^r^ 

2T^>"tf>'ltLh^oy>'. xho*>*m±*h*£^ai 
iatWUT t J: v>7x=^T^3*v'Xr/P.-tUi^«fe 

ft* mi* h*^«a«fciri/tL jrv^sttaw-f s 

FfcflWW*. n<i2*^l 2<0Mgt«-ijrf. 
[00 28] (9) TaE5SVII-C*S*l*3tI<OT5 K» 
****J^*fc*^**»WH*T**. 40 
[0029] 

B R"N-(CH I )n— NH 

[00 30]*VII*. R#**oi:*. R'Jx, Kfltt 
l~8T4Mt«$-*rLTt»J:V>77l';»yM**. ftSft 
1— 8V4rtt«**rLTCJ:Vw\nTA'#>'4 JK 50 



SB«1— 1 2T^>Hf>*J:>\o*'>\ -KDUvXi 

a, #awi~i 2X"Vi*ym±''>ay>'. -hat> 

b*i>Wimt:1iLXt,Jl\,\7 xS*isT*# 
yAMt. KWRl~8TiHWB^«-LTtJ:V»T^a 
*is*lUX-itft. *a»1^8T4HIBR**VCtJ: 

2TO"tf>HU:/NQy>'. Xh02&*V4xXMf>* 
MS** UT 1 1 V >7 xXA'T/HHfi'jfr/U #^/W»t- 
S*\ 4jfc. R. R'4<— TXcSroT/Noyj". — ho 

K«WW*. ntt2*»is,l 2<r«BBc^arr. 

[0031] (io>TEs«vmT*$*i4SCi<ors 

[0032] 
Utl8] 

etc-" « 



[00 33]*VII1*. R#*SW>fc*. R'ti. JfeX 
*1— 8-C#««r*UT<»J:^T^*y^im. USE 
* 1 ~8Ta«ttKrir LT t> J: k t/\DTA<* y Mt. 
#8Mki~i2T^>"tf>«±/\oy>', rhntiu 
<±> h^£^m»fe«-LTtJ:v^x^T/^y-f 

h#i^myi«-«-UTti^7xy^^r/^ 

^-fiHI. DHWRl->-8TiWMR«r*LTt.J:v^r/U3 

JA££?r UT fc J: x — 3 * i^ti iVX—lV&t: 
SrT. 4fc. R» R'ifi—^lz&'yX'^ayy. —ha 

PMMtT*. nii2:&W->12tf>«gt*jp-*\ 

[00 34] «V. 3<VU 3S^llt:*J»t&R. R'ttTS 

sm<MMXxt>'). tfatcii. T-tef-zp. rotr*=. 

iso-Th*Sofr/l'#x>K tert- 
[0035] atKOft^HKOlSEWt^SL 5 £«H«0 
■6. ^x->K. p-h/px 

[0036] 



(6) 



SFRIMtti. Mi.ai3TF<r)J:HzLTWU*ri>Zt# • (0037] 

i r it-«vn— m 9 
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■ r a- taj* 




t r ■-(aye — 





r— 



(I) 





-(ay 



i-<ay«— 




[00 38)18 (D^t. SMHMTC*>*3C!X 
0>2 . 4 -y-?DO- 3 h o*y y VttftfflMrr 
*0. XrrUXA^>*S6 (ChB«.Ber.. 1918.51.1500) * 

^TS^WEyTSyfilWIctiMDW^tt (Synth. Co 
«m., 1990.20.2559. J.Ned.Qiea. .1988.31. 89B. J.Or 
g.Chea.. 1981.46.2455. J./taer.CheB.Soc. . 1941.63.852 



40* [0039] IS (2) e&ivc. -f-nafeOMTG*** 

*v4ja<trr(njcj:-5To*c*»feKsawrrff5c 

[00401X8(3) fcfcWC. StVIKOft^Ulth 
(004 1 ) X8 (4 ) C*tvC. *VW>fc**»TS 



(7 

1 1 

EJOkfttxiR+izt&Tth. tit La, cuus* 

Urt-7h*i'#A>#=Jl> ( B o c ) <0»£Jift3$r» 

n& h y 7^5roB«rr. lyis*** is* 

(Z) <^*&U*ft*«-IM»*WW*it(cJ:-7r 
[004 2118 (5) iz*\,\x* ftMHMMM^vy 

£. 10 
1004 3 J IB (6) C*mT. (ff 

X. *III*>fc£8*ft4£i:#T8*. 
[0044] XS (7)t=45V»T. tmtmimmt 
>t?i">Afcfciii**tf>'« (tKKfct. *ft> * 
tWIti wfctJ: oT*ni»fc£ftfrft* i 
»«. 

[004 5] 18 (8) t=*JV»T. JtlllfXfc^lMVN 
OT*^^fcfcttC*3*«K (fcfciU:. N.N- 2D 

(fcfcitf. 5 K. g A IU S/M^ . ft?n 

[0046] 18 (9) ICJSUT. £Xiafl:£4K*£fil 

ft«>"fcf>\ h/PX^. N.N-iSjt+n' 30 

sfc/l^TSF. JfS-fls, jcfs—A,, n -Tasty 

— iVs-a/is-n^f) wmthzttzji^x 
mm (Kbta* Km*aa-bv^. sm/nj*?^ 

[0047] a«6«*>«l T*3ft*T 5 KBWWMltf 

ft. *X*/WR. ftft. ftftft. ftftft. ftftft. ft 40 

ft. ftft. ^n^T5rif3J«l«ffeit*. 

^bnvm, mm. urn. «*ft. asm. amm. 

<-vtffuoft#fcysvvcfc. ftft*>fttcft3*EK • 
KftWW^L5*iaB8*fflU*.rfc#T , fc*. 

wtLTii. Ken. jfjoR. NHen. 
ft. Attn. *fe«. *W3H. «m. ?uun. tm 

ft. 8SHfcft. •**«*. SWUM 

ft. «mxc«hi. Attn. mmiKt^mf^iih. 
[oo48j xi<wt**BLV*nmmmt. »*l » 



) (MT9-2085 4 

1 2 

<ttft«. o-S^sV. ? U-A^4f<r)8*a*<Ofc*) 
OftftWftt-fc*. 

[004 9)XI^£*&tf<raKfttBW*, m 

aawsiwm&r^s; t * ? s yi?m&rrrz t . * 

[0050] 

[ftftft] iKC *^tftft«fcJ:->T5£fc»ftfc: 
Wti. Ms. ftftftfcTfcft UWh-d^o^WCW 
f^tt. I R*** h /HiB*#* I R - 8 1 0 . > 
H-NMRW MMi Varian tkiity 400 MB Amrm 

[0051] {J8ND 

2,4-^OD-3-rhD#yij>'0.l 9s (0. 
7 6 8md1 ) RUN- (^O^A^f^n^zJ^) - 
1.3-m/^S^TSVO.l 6g (0.7 68ho1) 
trhUX^T§^5al4>. 7 OtdfflRLT 1 WH 
ffUfc. h y x-f-A-T S >- £*ffT*£ Lfeflk. Wt^ 
^VC«irU *&. <HI (MgSOiXI. *8tr 

y 4 n -^^V-WUXW ( 2 : 1 »/ 

v) »aM<M£J:9. 4- [3- (Ory****** 

jux^rsy) 7ne*rsy] -2-^00-3-x 

hD^yy0.27g (0.65 l-ol) tn&BSkt 
UT8fc. iWfcOO^HISWr-^UJEnFWjlOrJb 

*. 

[0052] 1 H — NMR (CDC It) 8 (ppa) :1. 
79 (2H.m) , 3.35 (4H.m) . 5.02 ( 1 
H.br) . 5.18 (2H.s) . 7.1 5 (lH.b 
r) . 7.37 (5H.m) .7.57 ( 1H. t.J-8. 
Ote) . 7.73 (lH.t.J-7.8fe) . 7.90 

(lH.d, J -8.4Hx) . 8.21 (lH.d.J-8. 
0Hz) 

[0053] (X8M2) 

3-T = y-4- T3 - iK.^n^^a^juT 
4 - [ 3 - e*.y-sns**i>'*)n,tii=j^T$: j > roe 

-2-?nD-3--f>o+/»JX0.27 
8 <0.6 51moI) fc>^y-A-10«l«BWL. « 
8111 ■1&WK80. 22s (0.390m»1) tMiM 

ar2«B«fU^. racKtftiiuwwcjR^hy^A 
«88CX>(t. Mftx*-*?«UUU *8*rat». 8 
ft ( N ai SOt ) ft. ftftfrftETftSLfc. Bftty 

y*y^9A^trrh^7-<— IcftU fnuiM, 
W^/-*(300: lv/v)ft£ftJK:j:9. 3 

-T5/-4- [3- ( 'CyyW ^^/HffXA-T S 

y) rrrc/wTsy] -2-^oc»#yy>'0.i 2s 



1 3 

(0.3 1 2— ol) S-««feR3fet UT ZCOLCi 

10 0 54] 'H-NMR (CDC Is) * (ppa) : 1. 
76 (2H.m) . 3.30 (2H.m) . 3.42 (2 
H.q,J-6. 3Hx) . 4.21 (2H.bs) . 4.44 

(lH.br). 4.92 ( lH.br) . 5. 16(2 
H.a) . 7.30-7.39 (5H.m) . 7.46 (2 
H.m) . 7.89 (2H.m) 

[0055] (WtM3) 

1 - f 3- (1*iSlL*-*S,*A*i=Ji,-r$ TDI? 
<H-4-»OQ-lH- < f5y/r4. «?- c 1*y 

3-rsy-4- [3- ( *i.wiwt ^a^-jut 

Sy) Ta\HUTS.y] 1 2 

ff ( 0 . 3 1 2— ol ) iC h 'JX-f-rt^/Whifc/W.X— h 0. 
5 2al (3.12aa»l) fciBA. 100ta=lnftUT3. 
5atflBM»Lfc. KBRirUffTWiLT. 1- r3- 
(•^s'rto^*^✓;&/^itC.=^^T£y') TTrtTrt'] -4- 
^OD-IH— f SrV [4,5-c]+yj^0.12 
« (0. 3 04-oD t»Wftffi*t LTWfc. Z<OL 

C0 0 56] * H-NMR (CDC Is) 8 (ppa) : 2. 
24 (2H.m) . 3.36 ( 2H. q. J = 6. 4Hz) . 
4.67 (2H.t.J»7.0fe) . 4.95 ( 1 H. b 
r). 5.14 (2H.5), 7.3 1-7.39 (5H. 
m) . 7.6 2 ( 1 H. t. J-7.8Hz) . 7.71 (1 
H. t. J=7.8Hz> . 8.0 9 (lH.s) . 8. 1 3 

(lH.d. J=8.4Hz) . 8.21 (lH.d.J = 8. 
4Rz) 

[0057] (9UtM4) 

1 ~ ^-ygymtf<n -4— yoo- i h-j g 
l- [3 - K>i;A^5/#A*=^rsy> roe 

AO -4-?OD-lH--f S^V [4.5-c] *y 
DV0.128 (0.304-oD CUflyWR-fW [3 
3*3 3«l«rJni. SBT1.5«WaWfL7t. EJBiK 
**ETWBU 1 N -**Mt^" h <J 

(Na»SO«)tt***»EETW*U «»«r^y*y 

^y-yW-3 2 %BW ( 1 2 : 6 : 1 v/v) 

iO. 1- (3-7S/7DW -4-?DO-lH 

— r srv[4.5-ci *sv>'imm60m (o. 

1 8 7saol ) frtRKfefflttfc LT»fc. 

[0058] "H-NMR (CDsOD) 8 (pp.) : 1. 
94 (3H.s) . 2.3 9 (2H.m) . 3. 1 2 (2 
H.t. J=7.8Hz) . 4.82 ( 2H, t . J = 7. 2H 
z) . 7.70 (2H.m) . 7.97 (lH.d.J-8. 
OBz) . 8.27 (lH.d.J-8.0Hz) . 8.41 ! 
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(lH.a) 

[0059] (£*M5) 

1- (3-T5yyotr/t>) -1 H-^g^rr^ N « 

-cl»y^-4-7$>g>»tf 

1- (3-75/7DW -4 -?DQ- 1 H-- ( S 

C4.5-c]#yy> BlBa6 0«(0.187 
— ol ) trmBMKRJ&etZJJu *9J—fo \ QmYBtXf 

Htmrmtry^-T smi *mt. . iso^cwilt 
1 mm&Ltt. rassfrtsEETitau H*t^*07k 

10 «WfLlN-*IWk^NU^*»«0.5«l«rlni 

o-rsyrutriw -iH— f srv[4.5- 
c] *yy>-4-rs>'i in (0.0455—1 ) 

Sr«9retMO&A(mp : 243— 245r (4HK) ) 

**. 

[0060] IR (KBr)cr' : 3320. 317 
0. 1650 

'H-NMR (DMSO-ds) 8 (ppa) : 1.93 (2 
20 H.m) , 2.57 (2H,t.J«6.6Hz) , 4.64 

(2H.t. J-7-OHx) . 6.55 (2H,s) , 7.2 
6 (lH.t. J-7.2Hz) . 7.44 (lH.t.J- 
7.4te) , 7.62 ( 1 H.d. J=8.0Hz) .8.12 

(lH.d.J=8.0Hz) . 8.1 9 (lH.s) 

[0061] (9EMM6) 

4- F3- <t*rt-fU*.jsJ,A,rt = jl,-r-:S) TDt? 

A-Tg yl -2-ypn-3--m»yij ygxng 

2.4-^oo-3-rho#/y^0.59g (2. 
4 1— ol) JfctfN- (tert-rh^^A-^XA-) - 
30 1.3-7^3/tV^*T5>'0.4 2« (2.4 la— 1) 
hUX-f-rt^T 5 >10al«|i, 7 0T:fc3«*LTl. 5«f 
BHfff L>t. «ffT> Ux-f-ypr 5^«r«£L. JSjff£ 
«Hfc>-f-U>-«8WL. *». »KNaiSOi)ftK 

TOU 4 - [3- (tert-rK^^/HfixArTS 

y) 7-Dt/wT5yj -2-^oo-3-xho4F-yy 

V0.61« (1.60a*>l) effetSAdnp : 159 
— 1 6 1-C) tLXHti. COfcW«W6«^-^tt 
£TF<»sl9T**. 

40 [0062] IR (KBr)ca-* : 3310. 168 
O. 1 580 

•H-NMR (CDC It) 8 (ppa) : 1.5 0 (9H. 

s) . 1.77 (2H.m) . 3.27 (2H.q.J-6. 

lib) . 3.36 (2H.q. J=6.0te) . 4.82 

(lH.br) . 7.3 7 (lH.br) . 7.55 (1 
H.t.J-7.8te) . 7.72 (lH.t,J-7.7H 
*) . 7.89 (1 H.d. J -8.2Hz) . 8.27 (1 
H.d. J-8.4HZ) 

[0063] (SQM7) 

0 3-T = y-4- T3- n,*i=M,-r 



(! 

1 5 

gy) -mtr/uTsyi - 2 -?pp*y u 

4-13 - (tert-rH^Sofr/HtCx^TSy) 7*Otr 

/WTS y j -2-^OD-3-— ho*yy>o.27 

5 (0.70-ol) *X*y-*7iH=«WU. »tf 
rim ■ 2*W*0.5 5* (2.4 5anl) SrlOi 1 
•aSfflftKSU:. »ffl»E«»6-2N-rv*-r* 

ca>it. ^nnah/PAr2Hi«imu. at» (***) » 

K& ( N at SOi ) «. *ffTS«*S£Ufc. K&fr 

iff-irex*-* ( 1 : 1 v/v) araawHcj: 0.3- n 

TS/-4- [3- (tert-rh*^A^f=^rS 

y) rotors y] -2-?Ro*yyyo. 1 5g 
(0.4 2 8-ol ) fr««felSAt LT»fc. w^tn 

[0064] 'H-NMR (CDC Is) 9 («*> : 1. 
49 (9H.s) . 1.73 (2H.m) . 3.29 <2 
H.t,J = 6.2Rz) . 3.35 ( 2H. q. J = 6. OH 
z) . 4.28 (2H.bs) . 4.60 ( lH.br) . 
4.75 (lH.br) . 7.44 (2H.m) . 7.87 

(lH.d.J=7.6Hz) . 7.94 (lH.d.J-7. 20 

6 Hz) 

[0065] (xxms) 

l- ri-a. e rt -7-K»^fl^^r= y ) y 

*/y><0ftft 

3-T5y-4- [3- (tert-rh^^/P*— A-T 

sy) roe/i-rsy] -2-?oo*yy>«o. 1 5 

S (0.42 8— ol > (Z b yx-f-/M7H»st«/k*— h 0 . 
3 6il (2. 1 4unl) MUX. 1 0 0trC2*BS 

U »Kt>'y*yA'Xr9A^n'rh^ , 97<— t:ft 
L. ^oojftA-A-^^y— (150: 1~1 00 1 
lv/v 0. 1- [3- (tart-7Ht*> 

^/w^-^rsy ) mt/H -4 -?on- 1 H--f 

SrV[4.5-c]*yy>'0.14K (0.388—0 
I) SrBfiR* (mp : 1 5 5~1 5 6-C) t LT# 

[0066] 1 R (KBr)er': 3380. 168 
0. 1 520 

'H-NMR (CDC It) * (pp.) : 1.47 (9H. 40 
s). 2.22 (2H.m) , 3. 3 0 ( 2H, q, J -6. 
4Hz) .4.68 (2H.t. J = 7.2Hz) . 4.7 (1 
H.br) . 7.6 6 ( 1 H. t. J =7.6Hz) ,7.72 
( lH.t. J=7.6Hz) . 8.09 (lH.s) . 8.1 
6 ( 1 H.d. J = 8.4Hz) . 8.21 (lH.d.J = 
8.4Hz) 

[0067] (XJtft9) 

1- (3-TgyypeiU) - 4-»PP-1 H-<rs 
1- [3 - ( tert- 7b* is1])V#-=J\'T 5 J ) Tot 50 
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a-] -4-^no-iH— fs^y C4.5-c] *y 

Vy50mt (0. 1 39-01 ) *aHfc>*-^>3al lcj» 
OIL. bV7fr*utmo. 1 lal (1.39-sl ) trM 
iSBBri BID* Lfc. KBKtttCTMU B»C 
1 N-*iHfc-r h y nrA>WB« l al JUf******. 
*no**Ar5H»aiU «S» (Nat SO* ) fWfiOE 
TMU:. «a*>'x-f-ikx-irii, (Wtx+uy* 

iHHttt) Tb»+*.u-bLTms**rnu 1- 
O-Tsyyotr/w -4-^oo-ih— f srv 

' 14. 5-c] #yy^l4« (0. 0536-oD tfi 

a or**. 

[0068] IR (KBr)cr' : 3400. 159 
0. 1510 

'H-NMR (CDC Ii+CDiOD) 9 (ppa) : 2. 
06 (2H.m) . 2.72 ( 2H. t. J-6.8Hz) . 
2.98 (2H.br) . 4.64 (2H.t. J = 7.0H 
z) . 7.5 7 (lH.t, J-=7.6Hz) . 7.61 (1 
H.t,J«7.6Hz) . 8.03 (lHs) . 8.05 
(lH.d. J-S.OHz) . 8.11 (lH.d.J-8. 
OBz) 

[0069] (XftMlO) 

l- (3-rsyyotr/w) -l H->f gy-r T4.^ 

- c ] *y ij >-4 -7S ( » 

i - ( 3-rsyrQtr/p) -4 -?od- 1 h — 1 5 

rV[4.5-c] VJyi4u(0.0536— I) 
tWUBKUBUBttZTdi* *9S— *5aUUflMrFRf 
HtT>*XT3«l«rloi % 1 5 0*Cfc3B*LTl*«? 
US. RH5*fc*ETWBU BtttCl N-*«fcr> 

y*A*ii»o.3.i**£«aan*«-Kiyc. 1 - 

( 3-rsyrneiP) - 1 h— f srv [4.5- 

c] <*yy>'-4-TS5'8B«(0.03 31«»l) ft 
rwfcWJWtltt. XII0f5*Wte«U:-KL 

[0070] (stKnii) 

1 - t3- (tert-rh*^*/Wi|tXA.TSy) 7oe 

^] -4-^do-i h— (srv [4.5-c] *y 
y V30n (0.0831— oi) t^y^rsyiii 

fclPA. 1 5 0rta«RUT3l»SHB?Lfe. *ff~R* 

•Ko^s^TSvfcSiu 1 N-a*fc****jq 

£«tX*-U>T2Hl*aJW:. tfWStfcftU**** 
-M-y>A*jKtTa»t. «t (NntSOOf*. M 

ffr*»*«ci.fc. nattily ^y^^^^nvh 
^^-f-lcffU ^aorfvWA-y^y— a- ( 1 5 
0: iv/v)*a*4K:J:o. 4-^^rsy-i 

- [3- ( tert- 7b* •sD>\,tf=JUT 5 y ) roe 

-ih->( s^y [4.5-c] ^yy>3 5« 
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(0.081 IhI) SrefelB* (mp : 17 1-17 

[0071] IR (KBr)ca' 1 : 3330, 170 
0. 1 590. 1 540 

'H-NMR (CDC Is) (ppa) : 1 .4 6 (9H. 
s). 2. 1 8 (2H.tn) . 3.25 (2H.m) . 4. 
5 7 (2H.t.J = 7.0Hz) . 4.64 (lH.b 
r) . 4.9 5 (2H. d. J = 5.2Hz) .6.05 
(lH.br) . 7.26-7.36 (4H.m) . 7.4 
7 (2H.d. J = 7.6Hz) . 7.51 (IH.t.J- 
7.6Hz) . 7.82 (lH.s) ! 7.92(2H.t.J 
-8.0Hz) 

(0072] (XftM12) 

1- -1 H-*f S^V T4.5 

-cT»/'Jy-4-7£y<^ (*<Q3) 

4 - K.>l?IVT SV-1- [3- (tert-n^ 

^-rt-Tsy) rt3tf;n -1H-- f srv [4. 

5- c] *yy>3 0ag (0.O695a>l) 4r4ra*3a 
1WWWU *Wfc/*5**7A-*i*[20X] O.lg 
*fc£ 1 BW*m3LVti. KJC«»mUfiET»S«- 

(6 : 3 : lv/v) tBBWhl: 9 B W t frO iH ttg fr*. 

r^yaansfttjFttL. 1 - o-rs/rne 

A') -lH-fSr/ [4.5-c] 4fyy>-4-T 

sy7«(o.o2 9o»i) *ame»*fc lt# 

(0073) (XHM13) 

4- f4- (tert-^K^ ^-K^r^y) T*-^ 
TSyl -2-»DO-3-^t>o#y t jyg>^ 

2.4-y?DO-3-=hD^f/yy0.72g (2. 
97aaol) &VN- (tert-rh^^/^-/W) - 
l,4-yTS/7^y0.5 6 g (2. 9 7hoI ) £F 
UX-f-rt'TS^l 2al*. 7 0"CWBBftLT1.5Wa 
JWfLJt. SETHI. 

u *a. left (Mgso*)«. «ETiwtt«*L 

't- »*tn-^-9->'-yx-f-/PX— f-;W ( l : l v/ 
v) Thy-*-*!— rLT?TXU 4 - [4 - (ter 

t-r^^^TS/) T^rsyj -2- 

^OD-3-lhD*yiJ^0.97g (2.46anl) 
S«fi8*(mp : 1 2 5—1 26.5*C) t LXfk 

(0074] IR (KBr)cr' : 3340. 328 
0. 1 680. 1 540. 1520 
•H-NMR (CDC It) * (ppa) : 1.46 (9H. 
s). 1.63 (2H.m). 1.78 (2H.ni), 3. 
19 (2H.q.J=6.4lte) . 3.4 7 (2H.q.J = 
6. 1Hz) . 4.68 (lH.br) . 6.4 1 ( 1 H.b 
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r) . 7.5 2 (lH.t. J-7.7Hz) . 7.74 (1 
H.t.J-7.8Hz) . 7.91 (lH.d.J-8.4H 
z) . 8.1 1 ( 1 H.d. J=8.4Hz) 
(0075] (Kft«14) 

l-TSS-A- \a - ft e rt--rK*^y/t„ft-/t,T 

5 y ) 7+iut$ y 1 - 2 -»dp* y ii 
4- [4- (tert-rH^aJMrzyPTSy) 

rsy] -2-^do-3-- bo^y yvo. 5 z 

(1.2 7aaol) *x*y-/H 3b1£SbTU tt(W 

io rcu] • 2^wii.og (4.4 3mdd zmum 
Ruaau:. ra£»t2N-rv*xr*tc*it» 

^oo*^T2IBtt{ilL. ft* («WC) . »£(t (N 

a,SO«) f*. »£Tig*«rtf*LK:. aaEt^y^y 

■6X** ( 2 : 1 v/v) IKlliWjHZ* 0 BWM-**>. 
*ltSr*ttS*x-f-^x— ■ r-A'T h y -f-* h LT . 3 

-rsy- 4- [4- (tert-rMfs^A'JifxA'rs 
y) rtfl'TS/] -2-^oo^yy^o. l 2« 
(0.3 2 9«ol) taettftk LT#fc. CWtW) 

[0076] IR (KBr)cr' : 3270. 168 
0. 1540. 760 

•H-NMR (CDC Is) * (ppa) : 1.44 (9H. 
s). 1.64 (4 H.m). 3.17 (2H,q,J=6. 
Olfe) . 3.27 (2H. t. J = 6.6Hz) . 3.89 
(lH.br). 4. 15 (2H.bs) . 4.59 (1 
H.br). 7.47(2H.m). 7.77(lH.d.J 
= 7.6Hz). 7.89 ( 1 H.d. J = 7.2Hz) 
[0077] (£fWl5) 
» 1 - T4- (tert-rh*£^!,n„ KxA,7»S J 1 T«- 
*1 -4-^dd-1 H-^?y/r4iS-r1*/ 

3-TSy-4- [4- (tert-^h^^/WJx^r 
SX) 7+>UT$.S~l -2-7nu*SVyo. l 4 g 
(0.384am!) t= h yx^PsT/P K0.3 
2al ( 1.9 2aaol) tlDi. 1 0 0TCCWRLT 1« 

^y-/K 150:1—100: lv/v) SffiaWtCJ: 

40 1 - [4- (usrt-rh^ioo/V'tfxjwTsy) r 
^] -4-7DD- 1 H->r arv [4. 5-c j * 

yy^0.12« (0.321a»l) «-aflM5®^(m 
P : 1 48-1 501C) kUT»fc. C^tOiOjHKT 

[00 78] IR (KBr) ca-« : 1695. 1510 
'H-NMR (CDC la) if (ppa) : 1.4 2 (9H, 
s) . 1.62 (2H.m) . 2.06 (2H.m) . 3. 
2 1 (2H.q. J=6.4Hz) . 4.58 (1 H.b 
r) . 4.6 5 (2H.t.J=7.4Hz) . 7.66 (1 
50 H.t.J=7.2Hz) . 7.72 ( 1 H. t.J = 7.6H 



1 9 

z) . 8.02 (lH.a) . 8.13 (lH.d.J-8. 
4Hz) . 8.21 (lH.d. J-8.2Hz) 
10079) (Ximi6) 

1- [4- (tert-7b*'>irA<tf=Jl,T$S) 7+ 
/H -4-^QD-l f =rV [4.5-c] *y 

'JfO.lOg (0.267aaol) frflMt^f-k^aKC 
*J*U MJ7/M-offlH 0.2 1*1 (2.67«*>1) * 
mi»BTl«lffLfc. EJtW**ffT»*U Bit 

*= i n -*tJHt* h v «>A*»«2«i2Wf«a*tini 

T^O D*^t 5 HttfcU L . fOt (NaiS04) tfttt 

- (4-rsyy-f-^) -4-^dd- iH— f srr 

[4.5-c] *J»VA 5«(0.164«ol) t«9t 

[0080] IR(KBr)cr>:3400, 295 
O. 1 670. 1 520. 1 360 
1 H-NMB (CDCls) 9 (ppa) : 1.51 (2H. 
m) . 1.96 (2H.m) . 2.66 (2H.t.J-7. 
2Hz) . 3.03 (2H.b>) . 4.53 (2H.t.J 
=7.4Hz) . 7.56 (lH.t, J«7.4Hz) . 7.6 
O (lH.t.J«7.5Hz) . 7.97 (lH.s) . 8. 
02 <lH.d.J-6.4Hz) . 8.04 (lH.d.J- 
6.4Hz> 

C0081] (Xtt0!l7) 

l- (4-7,vr»jn -iH->fg^/ra.s- 

1- (4-TSyr-f-7P) -4-?on- 1 H — f 
V [4.5-c] *yy>-4 0««<0.14 6-Dl) »M 

BBMHsevicAiu * * s—n,ami&iriGsmen*T 

>-*=T4BltiDi. 150'O=*aiUTlW«fU 

iN-*^^y.>.Me^o.5w*ig£*:. was 

*tTOUx^y-/t^4«IS»LT. 1- (4-T5 
^^*) -1H-- fsrV [4.5-c] 
4-T5V14W (0.0548-oD *Kftt*&BA 

(mp : 227^230. 5«C (ft* ) ) fc LTHft. 
C«Ot><Og3 j)JEqeovr -yttErFOM10rJS^. 

[0082] 1 R (KBr)cr' : 3340, 318 
0. 1 650. 1 530. 1400 
'H-NMR (DMSO-di) 0 (*») : 1.30 (2 
H.br). 1.39(2H.m). 1.89 (2H. 
n>) . 2.55 (2H,t, J-6.8HZ) . 4.59 (2 
H.t.J-7.0Hz) . 6.56 (2H.bs) . 7.26 
(lH.t.J-7.4te) . 7.44 (lH.t.J = 7. 
7Hz) . 7.62 ( lH.d. J -8.0Hz) . 8.05 
(lH.d.J«8.0Hz) . 8.19 (lH.s) 
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[0083] (MM18) 

1- [4- (tert-rMH';7rt'i!«=A'TSy> 7"*- 
*] -4-^DO-lH— f srV [4.5-c] *y 
•JV7 0H (0. 187—d1) C'0'>>A'TS>'2m1* 
iBi. 1 5 OrcaflRLT 3«HW«n-ft. MEFiM 

sxs^A^sffcwatU 1 N-aaBK**m*MD 
10 i«Hk>^uvr2B»a}Uft. fflMHMBKifc** 

-J-MJfefaMMreftftU f&ft(NasSO«)flt. K 

ffT«st«*Uft. a*?-vy*yA'A?i?D-7f. 
fcffU ^ooits/i^-.x^y— /Ml 5 

0: 1»A) MflKXC£*K 4-<^S^rS>'-l 
- [4- (tert-rh^^^JSA'TSy) T'**] 
-IH— f 5**/ [4.5-c] *yy>'7 9zf (0.1 
77-bI) taottti (mp : 1 5W1 5 3. 5X2) 

**. 

20 [0084] IR (KBr)er' : 3380. 331 
O. 2930. 1680. 1595. 1540, 124 
5. 1160 

•H-NMR (CDC It) 9 (m) : 1.4 2 (9H. 
s) . 1.58 (2H.m) . 2.02 (2H.m) . 3. 
18 (2H.ra) . 4.55 ( 2 H. t . J -7 .4Hz) . 
4.5 5 (lH.br) . 4.95 (2H.d. J-5.6H 
z) . 6.03 (lH.t. J«5.6fe) . 7.23-7. 
36 (4H.ro) . 7.47 (2H.d. J-7.6Bz) . 
7.51 (lH.t. J-7.8HX) , 7.75 (1H. 
30 s) . 7.90 (2H.d. J -8.0Hz) 
[0085] (SUtni 9 ) 

1- (4-T? J-f+A,\ -iH-^g^/ri.S- 

4 -^^7S y-i- [4- (tert-r h*is*n< 

4i=Jl>T§S) r+M - 1 H--f =rV [4.5- 
c] ^l)y6 7«(0. 1 5 0bboI) C-^FK5al«^f 
WU ★IKft/^^A-K* [ 2 0%] 0.15«t 
aDi2BBttrt«aBtL/i. KJGXfrraU WETMFtt 
trV^LftflHUifir^y^y/l/^^A^a^h^?? < 
40 — fcf+U ?dd*^A-^ ^y-rt'- 3 2XBW 
(6 : 3 : lv/v) SffiKfl-J: 0 ItWrOlNnizff. 

/w) -lH—r srv [4.5-c ] *yy>-4-r 

5^1 Amg (0.0 54 8—oD *W»fi»3fcfc UT# 
ft. w^tcooHftttfU. 90kM 1 7<rXfc*ttfc-ltL 

ft. 

[0086] (XMM20) 

1- T3- T F4- (y7TZrt»y)>»5/) -i-tr*c 
90 [4.5-cUy>JV-d-Tgv^ 



(12) 
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a) ^ooiWjO.l Os (l.lBOl) JUM- (3 
-Ti/TD^) -1H — ( 5*V[4.5-c]* 
yyv-4-TS>-0.24K ( IhI) ZN.N-itX 
^/Hfc/WATS K3 0«H3BSU 1 - < 
TSyrue/W -3 -x.+M*MRi?4 S H • ffiBHS 
(EDCI ) 0.2 9 s (1.5boI) €rSl£T*STl 

^□Drf-.^X.-X^y'— A- (10: lv/v) T3B*KB 
Lfc. U «Jf (NatSO*) 

t*. »FFJH«:«fL/C. 1- [3- [ (^nor-t 

•f-H') rs/] rot^] - 1 h— f sry [4.5- 

[0087] b) a) T1»«rfK:l- C3- t <^o 

ortfw rsy] 7dw] -l h— f srv 
C4. 5-c ] *y y ^-4-r«»«a4M*x? 

U>7> «||IS0.14s (0.472»1) AMWMc 
^y>A4 8mg (0. 5 6 6-oD *Jn£. 7* 

tCftL. ^OOsfc/Kk-.X^y'— *-(3 0 : 1— 20 : 
Iv/V)MUMHS£9. 1- C3- C [4- <^*7x 
M^) - 1 -e^'J S>5T**A0 Ts/] 7 
"lH->fSr , /[4,5-c]^/'jy-4 
-7SV2 0»g ( 0.0 3 64mo1) *8Wfe*&Mrt 

6. 

[0088] IR (KBr) ar> : 3320. 165 
0. 1525. 1070. 700 
'H-NMR (CDC l») 8 (pp.) : 1.70 (2H. 
m) . 1.86 (2H.m) . 2.19 (2H.m) , 2. 
27 (2H,t.J = 10.4Hz) . 2.74 (2H. 
m) . 2.98 (2H.s). 3. 3 9 ( 2H. q. J-6. 
5Hz) . 3.45 (lH.m) . 4.54 (2H,t,J- 
7.0Hz) . 5.49 ( lH.s) . 5.6 0 (2H.b 
s) . 7.21-7.36 (1 OH.m) . 7.38 ( 1 
H.t.J = 7.2Hz) . 7.51 (lH.t.J=7.7H 
z) . 7.8 2 ( lH.d. J-8.2Bz) . 7.89 ( 1 
H.s) . 7.90 ( 1 H.d. J=8.0Hz) 
[0089] («t«21) 

1- f3- (T?'JA-T?y) -rnfcriH -1 H-V 
W r 4 ■ 5 - c 1 *y if >-4 -T» v^ff 

(3-7;yrDe/w - 1 h— f sry [4.5 
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1 - 



-c] */U>-4-rS>'0.24« ( l-ol) fcN. 
N-^f^A-ATS F3 0«ICWIL. T9 'J/HB 
7 5^1 (l.lwl)Ml- (3-^'>^/UT = y7- 
otA-) - 3 -If-A'*/!,*^ * H • IMO . 2 9 

s ( i . 5m>i > **i£saT3. smnimLK. sue 



( 1 0 : lv/v) ?4BMSUfe. «lf{^ 

«*ra»u «* < n at so4 ) Msmmtw 

ftU ^no*A'A->^/-/K8: lv/v)j»aai 

jt o s trm*mi>. mBm*&&m.<r>9 dd^a 
th»t*P-Mti«u i - [3- <r?y*r 
sy)7"own -l h->( =yv [4.5-c] *y 

K^-4-TS^O. 14* (0.474m>1) (Mfi 
»*(mp : 17 3-17 5X1) fcLTUfc. £Oi<0 
10 <04MfiWx-^UiaT««i9r**. 

[0090] I R (KBr) or' : 3 3 30. 320 
0. 1630. 1 525 

•H-NMR (CDC 1 1 ) * (pp.) : 2.25 (2H. 
m) . 3.47 (2H.q. J-6.5Hz) . 4.61 (2 
H,t,J-7.0Hz) . 5.47(2H.bs). 5.7 
(lH.br). 5.71 (lH.d. J-10.4Hz) . 
6.09 (lH.dd.J=l 6.8. 10.4Hz). 6.3 

2 (lH.d.J=16.8Hz) . 7.33(lH.t.J- 
7.6Hz) . 7.53 ( 1H. t. J-7.8Hz) . 7. 3 

20 (lH,d.J-8.4Hz) . 7.92 (lH.s) , 7.9 

3 ( 1 H.d. J -8.2Hz) 
[0091] (9Stt0l22) 

l- T3- r ta~ y£zaak3Lfc3£k ) =iL=ES 

jyr4.5-c1»/i)y-4-Tgy^ 
1- [3- (T^UA-TSy) TtHTAO - 1 H--f S 

[4. 5-c ] ^yyv- 4-T5X0. 1 2« 

(0.4 0 6m>1) «X*V-/H0zlCj§PU 4- 

(^i^Ki') t;iyy>"aimo.i 3g 

30 (0.427-»l)&Veai*«^hy^A38«(0. 

4 4 7«ol) fcaoi. l«UHNCL^J7imi«» 

fcffLfc. ?DD*^->fy-rt'(4 
0 : 1 v/v ) *ajWBcfc 0 Sfittb***>. 8tt*£tt 

x-wchyj-au-M/cfvu 1- [3- 
[ [4- ( ityx.=jujt h*is) -l-niyssym 

7S/] Ta\£tU} -1 (SrV [4. 
5-c] #yyv-4-TS^7 5« (0. 133ao 
1) fcSttMMB* (mp : 1 78—1 8 2X2) fcLTft 
40 fc. C<Ot.<O<» J)Xy ( >9r -»ttaT<O)10T^. 
[0092] I R (KBr) cr' : 3330. 320 
0. 1640. 1530. 1080, 700 
'H-NMR (CDCls) 8 (ppa) : 1.61 (2H. 
m) . 1.84 (2H.m) .2.13 (2H.m) . 2. 
20 (2H.m) . 2.38 ( 2H. t. J -6. OBz) . 
2.54 (2H. t. J -6.0Hz) . 2.74 (2H. 
">) . 5.48 ( 1 H.s) , 7.21-7.54 (1 1 
H.m) .7.51 ( 1 H.t. J -7.7Hz) .7.83 
(1 H.d. J =8.4Hz) . 7.91 (1H.«>. 7.9 
90 4 (lH.d.J=8.4Hz) . 8.68 (lH.br) 
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[0093] (X*M23) 

1- T4- (TjXJlUTgy) -iH->f£r 

rr4.g- e i*yuy-4-Tg>^ig 

1- -1H-4 54"/ [4.5- 

c] *svy-4-r$yo.26g ( l-oi) 8-n.n 

-^•f-iW^ATS K30IIOHL. 
5*1 (I.IbbI) JUT1- {3- s J**lVT$.S'm 
tr/H - 3 -x4-Jk*Jt4C$'<f 5 P • IBI8B0 .29* 
( 1 . 5»1 ) fcaniSKBTl ftflttf Lfc. RJCMt* 
trJoi. ^oojfc/KfcTlHSfcfc^oojfc/l/A-.**' 
( 1 0 : 1 v/v) T4eH*ffiL*:. SWifrftffl 
eil (Na*S04 > tt. «ffT«Mt«* 

us. aatfc^y^/^^A^o-rh^^^-cft 

U ^on*/!^-.*^— * (10: 1—8 : 1 v/ 
v)*aJWHCJ:»K 1- [4- (T^'M-TSy) r 
•f-^] -1H-- f S^V [4.5-c] 
rS^SOmg (0. 29 lmmo 1 ) 
(mp : 176-178X:) fcLT1*fc. C<0t><0<O# 

[0094] IR (KBr)cr' : 3320, 320 
0. 1 640. 1 530 

•H-NMR (CDC It) 6 Ova) : 1.65 (211. 
m) . 2.04 (2H.m) . 3.40 (2H.q. J-6. 
7Hz) . 4.58 (2H.t. J=7.2Hz) . 5-50 

(2H.br) . 5.52 (lH.br) . 5.65 (1 
H.d, J-l 0.2Hz).6.03 (lH.dd.J = 16. 
8. 10.4Hz). 6.27 ( 1 H. d. J = 1 7. OH 
r) . 7.3 3 (lH.t. J=7.6Hz) . 7.53 ( 1 
H.t. J = 7.7Hz) . 7.83(lH.s). 7.83 

( 1 H.d. J=8.6Hz) , 7.93 (lH.d.J-8. 
4 Hz) 

[0095] (JtftM24) 

1- T4- r T4- (v-7,ZA-y^y) 

y yyrtmy*in rsy 1 - i h-4 

Vr4.5-c1»y»J>-4-yg>g>^ig 
1- [4- (T^U/PTSy ) r^/W] -1H- (sr 
V [4.5-c] */D^-4-7Sy8 5« (0.27 
5ho1) tx?^— rt^alCffiFl.. 4- (y7i-^ 
^Ki/) tr-^U y>- - 4UHS8 8ag (0.28 8ao 
1) hU->i» 2 5 « (0.30 2-bI) «• 

»£. 1***»»US. **Mr«iUClftS. ifjS 
Hit. IKt7A'it*W?n7h/57<-(: 
ftUS. ^OOtf/kA-.*^./— (5 0 : lv/v) » 
ajB#t: J: 0 Stt*frfttf>. *«S*ttx— r/PT* h y 
*-*P-rUC*»KU 1- [4- [ [4- (y7i- 

ik*np-s>) - 1 -tm is yya/*s 4 jui rsyj 

rf-zP] -lH-fSrV [4,5-c] ^y'JV-4 
-Ti>48« (0.08 3 2— ol) fcS&»* (m 
p: 174— 17 6*0 fcLTftfc. C<Ot>W>Jh)tT 
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[0096] IR (KBr)cr' : 3370. 310 
0. 2950. 1640. 1530. 1090. 75 
0. 705 

'H-NMR (CDC 1 a ) if (ppa) : 1.48 — 1.6 
3(4H.m). 1.77(2H.m). 2.01 (4H. 
■) . 2.30 (2H. t. J=6.0Hz) . 2.44 (2 
H.t.J«6.0Hz) .2.63 (2H.m) . 3.28 
(2H.q.J=6.5Hz) . 3.37 (lH.m). 4.5 
6 (2H,t.J = 7.2Hz) . 5.4 2 (2H.bs) . 
10 5.47 (lH.s) . 7.21-7.35 (1 1 H. 
m) . 7.51 ( lH,t.J=7.7Hz) . 7181 (1 
H.s ) . 7.8 2 ( 1 H.d. J = 8.0Hz) . 7.9 2 
(1 H.d. J -8.0Hz) . 8.58 (lH,br) 
[0097] (WW2 5) 

1 - T3- T f4- T (4-»PD7x> ») 7t-A- 

* - 1 -tr^»jyyyo/<y^^i rsyi t 

- 1 H-* £^>/ T4. 5-c 1 »ytJ>-4 

1- [3- (T9 'J/UTS.S) 7DtyH - 1 H — f 5 
20 rV [4.5-c] *yy>'-4-TS>'5 0B»(0.1 
6 9w>l) *3L?S-H>5mlGMmL. 4 - [ (4-* 

6o« (o.i78»oi) aveaibkjsT-h'j^Ai e- 

s (0.186m>1) frJOi.TlHaSOReL.fc. ^JWH 
tWiUSflL S**S3iU S*t7A-St*7A7 
avh^^7 •<— trft Lfc. ?DD*^-^^y-/p 

(40: lv/v) J: 0 B«HjfcKt*>. SttS 

*ftx— t^^T* -J- i U- M-TfrTO L . 1 - [3- 

[ [4- [ (4-?007x=M 7xZJMh*s/] 

30 - 1 -e^u^vT-n/^y-f /v] 7S/] xotr/i-] - 

1 H->fS^/[4.5-c]^/yy-4-7SV4 
0« (0.066 9nol) feSfe©* (mp : 170- 
1 7 2.5-C) £ LTf9fc. iOtW>#Jiafi«-r-^ 

[0098] IR (KBr)cr' : 3320. 320 
0. 2940. 1640. 1530. 1080 
'H-NMR (CDC I s ) 8 (ppa) : 1.5 9 (2H. 
m> . 1.81 (2H.m) . 2. 1 3 ( 2H.m) . 2. 
20 (2H.m) . 2.37 ( 2H. t . J =6 . 0Hz) . 
40 2.54 (2H. t.J = 5.8Hz) . 2.72 (2H. 
m) . 3.37 (2H.q.J-6.4Hz) . 3.40 (1 
H.m) . 4.59 (2H.t.J=7.0Hz) . 5.43 

( lH.s) . 5.4 5 (2H.bs) . 7.2 3-7.3 
4 ( 1 OH.m) . 7.5 1 (1 H. 1. J = 7.6Hz) . 
7.8 3 ( 1 H.d. J=8.4Hz) . 7.9 1 ( 1 H. 
s) . 7.94 (lH.d.J-8.4Hz) . 8.59 (1 
H.br) 

[0099] (£ftR26) 
1- T3- (4-»np;t,r» /4jt,TSy) Tntf 
50 »,! -lH-45^/r4.5-e1 *yU>-4-T 
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1 - -1H— f S^V [4.5 
-c] */y>-4-TS>0.24« < 1— ol) *N. 
N-i?M+AntilUJ>T$ K3 0«1CS5SU. 4-*oo 
BHBO.l lal ( 1 . 1— ol) RV1 - i"i-V*+VT 
5 /rotrt.) - 3 -x*Jt*jfc|CiM 5 K • 
0.29s (1.5mD JrJniffi&VCl *M#L*:. E 
BSC******.. BWx^T3IsJ*ajLJt. Wtk 
■MHWcTfcJfU (E» ( Na, SO* ) tt. «ffT» 
***7*Lfc. S**I-T7V-S^C*T h U- 10 
hLTHKU 1 - T3- ( 4 -^nnA-y^y^ iUT 
S^jratA'] - lH--fS^/[4.5-c]*>' 
y>-4-T5^30«(0.0867«ol) frtt*& 

DTfc*. 

[0100] IR(KBr)cr»:3330, 320 
0. 1 650. 1530 

1 H-NMR (DMSO-dt) 9 (w*> : 1.91-2. 
04 (4H.m) . 2.26 ( 2H. t. J =7.4Hz) . 
3. 1 2 (2H.q.J-6.2Hr) . 3.64 (2H. t. 20 
J=6.6Hz) . 4.59 (2H.t. J = 6.8Hz) . 6. 
58 (2H.br). 7.26 (lH.t.J«7.4l^ 
z) . 7.45 ( 1 H.t. J = 7.8fa) . 7.62 (1 
H.d. J=8.0Hz) . 8.03 (lH.d.J = 7.6H 
z) . 8.05 (lH.br) . 8.20 (lH.s) 
[0101] (XKM27) 

l- T3- r T4- (y? ^^^^) - 1 -t^ 

1- [3- (4-7aa/U79S'in>T$S) Tot 30 

JU] -1H- f srv[4.5-c] ^yjv-4-r 
5>-2 5m (0. 0722-oD . 4- (y'7i^ 
r*i^) e*?'Jy> ■ *UHI4 4ag (0. 1 4 4— ol) 
&t/KlfcOU^4 0ag(0.28 9— ol) trN.N-y 
l^*"'^ 75 H3«l«rc. 1 0 OTCCJBRUT 8W 
raWTUfc. KCatr^tjni. ^OD*;PX.T , 2EHt 
SJU IBB (NaiSOO «. *flET«*£«£L*:. 

O^/UA-^^y— (150: 1—70 : lv/v) jg 

f-iU-hLT. 1- [3- [ [4- (y7i^Wh 

"f-s^) -l-e^ys^-r^y-fAO rs/] roe 
JH -ih— f srv[4.5-c] *yjy-4-7 

5^1 5«g (0.0260-1) «-afe»* (mp : 1 
5 8-1 6 2.5"C) t LT»fc. £*>fe*)*>4HI5*tt 

[0102] I R (KBr)ca* 1 : 3200. 164 
0. 1 530. 1 070. 700 
'H-NMR (CDC la) 9 (**) : 1.6 2 (2H. 
m) . 1.7 7 (4H.m) . 2. 1 0 (2H.m) . 2. 
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1 9 (2H.in) . 2.29 ( 2H. t . J -7.0Bz) . 
2.34 (2H.t. J«6.4Hz) . 2.69 (2H. 
m) . 3.35 (2H.q.J=6.5Hz) . 3.40 (1 
H.m) ; 4.58 (2H.t.J = 7.0Hz) . 5.45 

(2H.bs). 5.47(lH.s). 7.19-7.3 
4 (1 lH.m) .7.51 (1 H.t. J = 7.7te) . 
7.82 <lH.t.J«8.4fe) . 7.92 ( 1 H. 
s) . 7.9 3 ( 1 H.d. J =8.2Hz) 
[0103] (J0tM28) 

l- T3- (?-»no^y»y^7jy) tdp 

iU] -lH->f Sr*/ r4.5-eT#y»J>-4-T 

l- o-rsyrneiw) -ih— f s5 r v*C4.5 

-c] VJV-4-7SV0.32g (1.33-1) 
frN.N-^f-^iTS K4 OiltEiL. 5- 
^noSWIO. 1 5al (1.4 6— ol)&Vl- (3- 
V* S/Tnt;H - 3 -3L+tMtfoi£i?4 £ H 
•«I«B0.38k (1.9 9-oD frtt^JKariWI 
ffLfc. KJB«fc*e-lBi. l»X-f-/PT2ig$^fc:^ 
on***-*^— ( i o : lv/v) T2BH*iUL 

ft. u **» (Na>so«)tt. 

M-TWRL. l- [3- (5-^nnA^.v^y-fil' 
TSy) 7oe*]-lH-4SfV[4,5-c]* 

svy-4-TS.yo. 1 6 g (0.445—0 1) 
a or**. 

[0104] IR(KBr)cr":3470. 329 
0. 1650. 1525. 1395 
'H-NMR (DMSO-de) * (pp.) : 1.62 (2 
H.m). 1.70 (2H.m). 2. 00 (2H.t.J = 
7.01b) . 2.12 (2H.t.J«7.4Hz) . 3.12 
(2H.q, J = 6.3Hz) . 3.62 (2H.t. J-6. 
2Hz) .4.59 (2H.t. J = 6.9Rz) . 6.6 1 
(2H.bs). 7.26 (lH.t.J-7.6lte) . 7. 
45 ( lH.t. J = 7.8Hz) . 7.63 (lH.d.J = 
8.4Hz) . 7.98 (lH.br) . 8.04 (lH.d. 
J=8.2Hz) . 8.21 (lH.s) 
[0105] ($Ot«29) 

i - T3- r T4- t*j-7r.—n,*Y.**s) - i-e^. 

, m>^±ZdJk2 TgylTD^I -1 h—j ■= 

l - [3- ( S-faafi^y? /4 /UTS. S) Tot: 
>H -lH->fsrV[4.5-c] *yi/v-4-T 
Sf50«(0. 1 39—01) . 4- (y7i-/W h 
4rs^) t^ijs/v • «|«B4 2ag { 0. 1 3 9— ol ) & 
VBtBUr 'J t J* 5 8mt (0.4 1 7— ol ) fcN.N-S^C 
f-/P*/PAT 5 F 3al 4T\ 1 0 0 TttrjfflR LT7PW5 
mite. *m*t9*mLXM . S***ffTW*L 
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?dd*jU-> 9 J— (10 0: 1—70: 1 v/ 
v) jtUWrtiJ: 9B«tt***>. «tt««ttx->f-^ 

rhy-f-jLW-M.TWKL. l-[3-[[4-(5> 

UV-4-TSV20B8 (0.0338—dI) 
* (mp : 15 2-1 54t;> tUT<tfc. 

[0106] IR (KBr ) or> : 33 30. 320 
0. 2940. 1640. 1530. 1070. 700 
1 H-NMR (CDC l») S (ppa) : 1.50 (2H. 
m) . 1.64 (2H.«).1.69 (2H,m) . 1.84 
(2H.m) . 2.08 (2H.m) .2.19 (2H. 
m) . 2.20 (2H.t. J«7.4Hz) . 2.30 (2 
H.t.J=7.2Hz) . 2.70 (2H.m). 3.36 
(2H.q. J=6.5Rz) .3.41 (lH.m) . 4.5 
7 (2H.t.J = 7.0Hz) . 5.45 (2H.b») . 
5.49(lH.s). 5.94 ( 1 H.t. J = 5.8H 
z) . 7.21-7.37 (1 lH.m) . 7.52 ( 1 H. 
t.J«7.7Hz) . 7.83 (lH.d. J -8.4Hz) . 
7.90 (lH.s) . 7.92 ( 1 H.d. J-8.4fe) 
[0107] (»iM30) 

l- T3- (6-^o^»»y>fiuTsy) yatr 
AO -lH-^f s^rrA.g- c i*yu>-4-y 
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1- (3-7S/TDeA>) -1H-4 5rV [4.5 
-c] ^yyy-4-TS>-0.24g ( 1— ol) fcN. 
N-^y-f-ZHh/U^TS F3 0«UsaWU, 6-7Dt 
*7o>«0.21g (l.lMl)SVl- (3-S^X 

trt-rs/mert') - 3 -x*-*£A'jks*< s k • u 

K0E0.298 (1.5-ot) MB*.. KBTlftMttL 
fc. SJC«t:*tt* t UDiiWfX^/PT 2 BHtttt L . £ 
tt (Na»so«) ft. «EEF*ft*C£U:. HSEt-x 
— fW<.C*ThytiWhLTTOl. 1 - [3 

- (6-ro*^4f-ty-f /prsy) roe*] -1 h 

-4 5rV[4.5-c] *y'JV-4-TS>'5 0B« 
(0.12 0-oD *Ra«&3fcfc LXWc. Z<Oi,0 

[0108] IR (KBr) er 1 : 3330. 320 
0. 1 540. 1 540. 1 395 
•H-NMR (DMSO-ds) S (ppa) : 1.36 (2 
H.m). 1.52 (2H.ro). 1.70 (2 H.m). 
2.00 (2H.m), 2.10 <2H.t.J-7.0l 
z) . 3.11 (2H.ro). 3.60 (2H.t.J = 6. * 

Vfrt'fy^yytru-b (sp-20) 
s vx+ywu v-ruvn, ( i pm) 
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8 Hz) . 4.59 (2H.t. J-7.0Hz) . 6.56 
(2H.bs). 7.25 (1 H.t. J-7.4Rx) . 7. 

44 ( lH.t. J = 7.4Hz) . 7.62(lH.d.J- 

7. 8Hz) . 7.95 (lH.br) . 8.03 (lH.d. 

J=7.4Hz) . 8.20 (lH.s) 
[0109] (%*M31) 

1- 13- t 14- -i-g«c 
O^N^y^l yg j 1 ypgjul - i H-W g 
rVf4.5-cU/U V-4 -T? ^Q6< 
10 1 - [3- (6-7'DtMt/-<A'7s>') TOt 
A-] -1H — fS^VC4.5-c]*>'yv-4-r 
5^4 5«(0.1 0 8— ol ) . 4- {i?-? V 
tr^U^> «UM&6 5ag (0.21 5-dI) X 
V9m*VVJ>5 9m (0.4 30-0)) {•N.N-xy 
fA*A-A7S F3*1«K 1 0 0t:CttBsLT8l*BBl 
ffLfc. RlE«(Oicfcaoi^nojt:/WAr2EB»iaU. 
101 (NatSOO tt. *ET*tt*W*L*:. SS* 

(15 0: 1—7 0 : 1 v/v) 

— KLTJTRL. 1 - [3- [ [4- (>/'7i^ K 

-1 -tr^y^v^ir-y-f *] rsv] roe 
AO -1H-- f srv [4.5-c] #yu^-4-r 

5 >2 8ag( 0.04 6 2-1) *«*fe»* (rap : 

1 5 1-1 5 5*C) i: l/Cfffe. £*>t«*MHiiwr 

[0110] IR (KBr)cr' : 3330. 294 
0. 1630. 1540. 1070. 700 
'H-NMR (CDCJ.) * (pp.) : 1.31 (2H. 
m) , 1.48 (2H.m) . 1.63 (2H.m) . 1. 
70 (2H.m) . 1.86 (2H,m) . 2.07 (2 
H.m). 2.1 7 (2H. t. J-7.6Hz) , 2.20 
(2H.m). 2.27 (2H.t. J-7.6BZ) . 2.7 
1 (2H.m) . 3.37 ( 2H. q. J = 6. 5Hz) . 3. 
42 (lH.m) . 4.57 (2H,t,J»6. 8Hz ) . 
5.45 (2H.bs). 5.50(lH.s). 5.62 
( 1 H.t.J=6.0te) , 7.21-7.37 (1 1 H. 
m) . 7.53 (lH.t.J=7.7Hz) . 7.83 (1 
H.d.J = 8.4Kz) . 7.90 ( 1 H. s ) . 7.93 
.< lH.d. J->8.2Nz) 
[0111] (93t«32) 
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0.2s 
2.0s 
0.4s 
7.4« 
1 0.0* 

[0 112] 80KXM*Lt:Vn,Vr>*/9*>l,-m9>Mb (SP-20) 2gC*JMHl:**0.2s*ftl£lfl 
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ttmmLt:. Ztitz- Vx+ym4VTx»en, ( I p 

m> o.4 g ntztamm (sox:) tx 

>Jy 7. 4 gf-jDi. tBrrLSnPfcaM 

[0113] (ttxtmi ) 

88815 C£ttO;frarC£l£ Lfc-f S4ftK0. 5 g 
iriDiJIffjWWLn:. A&ffflf (8 OX!) LT 

*s\.vfc&&v<:Vyi 9.5*€rJoi. HffL**^*? 10 

[0114] (ifc«H2 ) 

0. 1 2%Vy?ayv*m ( j^r^^W) 

[0115] (K*M33) 

< 1 ) Mat&tt 

tt*3 0 0-6 0 0g£>ieS. Hart I eyjK^ 
'»> (ilAft:/^U-) *-«flUt. Wt^iiT. 2D 
I s h i i 6 (Naunyn-Schaiedeberf's Arch. Pharaaoo 
t ..332.219-223.1986) Ct «C 

Wmibt^«*j£5rajM4TW***iRii L3»*T 

tCKOIfcufctt. •M**«'fc:*T>T«2~3-0)«*M» 
tf-fcflJOSBU -tO«^2fr*»4JR«iaW:tf«L 
fc. «*(±3 7 < Cfc3oaL*:«S« (Knis bicarbonat 
e*:NaCI 118.1*. CaCh 2.5*. K 
HjPOi 1.2M, KCI4.6M. MgSOi 1.0 30 
■N. NaHCOi 2 5*. glucose 11.1* p ' 
H : 7.6 5) *9t£Lfcl0al?*r?;iS»>f>eS£ 
U 9 5%Ot. 5%COt<D«^XtiISRLJt. «* 
*>WHIU** lgtU *«»RttflWj«<!:*Saj r- 5 
^Xfi-t- (NEC San-el, Type 45196A) JfctfS 
ff*7V7(NEC San-ei.Type 1236) %itVXA> 
9m\s?+1—y— (RIKADENKl R-50) ±tZ3SHLtl. 
10 1 1 6] aWEfctlBHB incubation LXt>*f>t.X? 
$><1 0-»M) *«*LT«bE«5*»*:. ZtltWt. 

!OMt^fe2 0*HaiW8ntU attMfc&*tt*W 

[0 117] t^^S>ZfflBWUA*«B*t:. 4 5 

(1—fyr-f-A—iH— r s^y [4.5- 

c] *S>J>-4-T = >>) . «j;7zytK5 5> 

(DMSO<^V^jTJXS»4T<0«#iaWCll0. 
1%) L*:. 

[0118] (2) at* 

-r hJR»»C0tX^ = V«UMr 5 0%«*WS* 50 
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*4fcS*<0»S ( I Cut) *«T05* l tirrT. 
«22. 24. 27. 29XV3 1 <rHt&*HiiSy > 

[01191 
[*U 



SI 



SSftMl 


tt\zx*i>itm (IC..] 




>1 0-»M 


»f7x>t 


1. 5xlO-»M 


KSM2 2 


8. 4X1 0"M 


KSS2 4 


4. Ox 1 0**M 


KSM2 7 


1. 9X10-T4 


XSS2B 


3. 4x1 CM 


3HM31 


2. 2xl 0-*M 



[0120] (9EHM34) 
(l)MoWrtfc 

Sfltti4»<OBal b/c7>)X (8) £B*?l'7 > 

<«) loJRXLisnosHEffiinotucseitcftu 
[oi2no/zfiiinm 

0. 9X«frr*h V9.MCSH2 OaItM**-fc b •> 
— (Deraatophagoidespteronyssinas: International B 
iologicals. Inc. ;Lot.No. 14679) 1 gfci&DOU 3 Oal 
*>**S**-f Xtf-rhtZBL. *HTF. 4 0 00-4 5 
OOrpa-W^^-MXL*: (.WMaTT*^*^-* X 

■f'-fXL*:) . Tt^if-t-^XLtifBmtrSOmlffXMiae 
t£PL. SaT3 5 0 0rpaT5«fia^V\. ±«fr 
SlOaWWiCfrUS (S»A) . 2Bat93B 
"rckfcioT. 8SB. WfcCfcHfc. «■!* (RO 
*> T-Hrft»L*3WrR ( : Seamless C 
ellulose Tubiimg) C. jgftA. B. Cfc**t<e!hJ*A. 

U 4rrco.9%iaft-7-hy'>A7jc»iRc*tLT-- 
*. a«ftfT->fe. aw»T«. »»a. b. c<o^v 

^Mfc^J'^je**-* r- (Protein assay Reagen 
t BCA Kit : PIERCE.Inc. ) T»gU 5 O 

O«g/oio^w^iwec5r*j:3t:. 0.9%*<k:r 
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AB Title compds. I (X = H, halo; m = 1-9; n = 2-12), which show eosinophil 
infiltration inhibition and antihistamine activity, are prepd. Eight 
types of intermediates for I are also claimed. An EtOH soln. contg 0 12 
g l-[3-(acrylaitdno)propyl]-lH-imidazo[4,5-c)c^inoline-4-amine (prepn 
given), 0.13 g 4- (diphenylmethoxy)piperidine.HCl, and NaHC03 was refluxed 
overnight to give 75 mg I (X = H,' m = 2, n » 3) , which in vitro inhibited 
nistamine-induced contraction of tracheal muscle of guinea pig with IC50 
of 3.4 .times. 10-7 M, vs. 1.5 .times. 10-7 M, for diphenhydramine . HC1 . 
An ointment contg. I was formulated. 



